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MEMORANDUM
DATE: March 22, 1988
TO: Priscilla Anderson, TATM-Toxicologist, E&E, Seattle
FROM: Roger McGinnis, Chemist, E&E, Seattle i
SUBJ: Polychlorinated dibenzodioxin/furan Homologue Analysis Data

Quality Assurance Review for Corigliano Landfill

REF: TDD: T10-8707-009
PAN: TWA-0526-RFA

The quality assurance review of two soil samples collected from
Corigliano Landfill has been completed. The samples were analyzed for
polychlorinated dibenzodioxins/furans (PCDD/PCDF) by TMS Analytical
Services of Indianapolis, Indiana.

The samples were numbered:

T7080035 and T7080036.

Data Qualifications

Samples were analyzed by Tandem Mass spectroscopy (MS/MS). Vhile
no USEPA protocols have been established for this method data review was
performed using modified USEPA Method 8280 criteria.

I Timeliness

No holding time criteria have been established. Sample T7080036
vas extracted and analyzed on the day received. Sample T7080035 was
analyzed 24 days after receipt.

II  PCDD/PCDF Analysis

The laboratory did not specify the chromatographic column used for
separation. However, they stated a short, non-polar column was used
rather than the standard, longer, polar column.

III Initial Calibration

a) Sensitivity

The signal/noise ratio for internal standards was greater than 10.



b) Relative Response Factors

No criteria have been established for internal standard RRFs. The
data summary sheet was missing for run 1 of standard solution 1.

c) Linearity

Internal standard RRFs met the laboratory criteria of less than 10%
relative standard devition (RSD).

d) Ion Ratios

Laboratory criteria for ion ratios were met. Ratios were
independent of concentration with less than 10% RSD.

e) Surrogate Standards

No surrogate raw data including areas, ion ratios or relative
response factors vere supplied by the laboratory.

IV Continuing Calibration
a) Relative Response Factors

Percent difference between initial calibration and continuing
calibration RRFs exceeded 10% for a number of dioxin/furan congeners.

Tabulated areas for HpCDD/HpCDF do not match raw data for sample
T7080035.

Date Congener % Difference QA Limit
8/28/87 TCDD 12:3% 10%
8/28/87 TCDF 24.0% 10%
8/28/87 PCDD 11..0% 10%
8/28/87 PCDF 21.6% 10%
8/28/87 HPCDF 10.5% 10%
8/28/87 OCDF 12.4% 10%
9/21/87 TCDF 14.7% 10%
9/21/87 PCDF 21.6% 10%

The laboratory did not perform a new initial calibration as
required by their quality control protocols.

b) Ion Ratios

The percent difference between initial and continuing calibration
ion ratios was 14.4% for OCDD. The laboratory did not perform a new
initial calibration.

v Laboratory Method Blank

No chlorinated dioxins or furans were detected in the laboratory
blank. The laboratory stated ion ratios did not meet criteria for




positive identification though no rawv data were provided.
VI Duplicate Sample Analysis
No duplicate analysis was performed.
VII Native Spike Analysis
No native spike analysis was performed by the laboratory.
VIII Field Blank Analysis
No field blank was submitted to the laboratory.
IX Performance Evaluation Sample
No performance evaluation sample was submitted to the laboratory.
X Surrogate Analysis
Reported Surrogate recoveries for several samples were outside

laboratory quality control limits. No data were present to verify
results.

Sample Surrogate % Recovery QA Limits
Method Blank Hepta/Octa 31.88 60-140%
T7080035 Hexa/Hepta 54.01 60-140%
T7080035 Hepta/Octa 38.38 60-140%
T7080036 Tetra/penta 196.27 60-140%

XI  Sample Analysis

Ion chromatograms of sample T7080035 showed peaks in dioxin/furan
windows. The laboratory stated ion ratios did not meet matching
criteria though no data were present to verify ratios.

Sample T7080036 contained positively identified dioxin/furan
homologues. Concentrations were at or slightly below stated laboratory
quantitation limits.

XII Data Assessment

Data copy quality was unacceptable. Many raw data sheets were
illegible and poorly labeled.

Sample quantitation limits are considered estimated quantities only
(flagged J) since no data are present regarding duplicate, native spike,
and performance evaluation samples. In addition, the continuing
calibration did not meet criteria.




It should be noted sample T7080036 contained positively identified
dioxin/furan homologues at estimated concentrations slightly below
estimated laboratory quantitation limits. True concentrations may be

higher or lower.
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